Key indicators: single-crystal X-ray study; T = 200 K; mean (C-C) = 0.012 Å; R factor = 0.081; wR factor = 0.256; data-to-parameter ratio = 6.6.
The title compound, C 27 H 30 O 6 , was prepared by monodihydroxylation of the bis-olefin (E,E)-tert-butyl 2-acetyl-2-cinnamyl-5-phenylpent-4-enoate using standard Sharpless asymmetric dihydroxylation conditions, followed by treatment with 1,1 0 -carbonyl diimidazole. In the crystal structure, the phenyl rings form an intramolecular edge-toface C-HÁ Á Á contact with an interplanar angle of 56. 4 and a HÁ Á Ácentroid distance of 3.03 Å .
Related literature
For related literature, see: Fox et al. (2006) ; Kolb et al. (1994) .
Experimental
Crystal data Table 1 Hydrogen-bond geometry (Å , ) .
Cg is the centroid of the C7-C12 ring. ter. When we exposed (E,E)-tert-butyl 2-acetyl-2-cinnamyl-5-phenylpent-4-enoate to the standard Sharpless asymmetric dihydroxylation conditions (Kolb et al., 1994) , followed by treatment with 1,1'-carbonyl diimidazole we obtained a significant amount (20%) of the title compound where only one olefin had been dihydroxylated.
The synthetic procedure is summarized in Fig. 2 . By a method analogous to that reported by Sharpless and co-workers (Kolb et al., 1994) , tert-butyl ester 1 (3.0 g, 10.9 mmol; 5:1 mixture of 1 and 2) was dissolved in t-BuOH (100 ml) to give a clear solution. Water (100 ml) was added and the mixture was cooled to 278 K. A freshly made mixture of K 2 OsO 4 ·2H 2 O (1 mol %), K 3 Fe(CN) 6 (3 equiv.), K 2 CO 3 (3 equiv.), MeSO 2 NH 2 (1 equiv.) and hydroquinidine 1,4-phthalazinediyl diether (denoted (DHQD) 2 PHAL, 2 mol %) was added to the cooled solution in one portion and it was stirred vigorously for 24 h. Sodium sulfite (ca 10 equiv.) was added and the reaction allowed to warm to room temperature with vigorous stirring.
The slurry was transferred to a separatory funnel with water (200 ml) and extracted with ethyl acetate (3 × 100 ml). The combined organic extracts were washed with aqueous sulfate buffer (100 ml), saturated aqueous NaHCO 3 (100 ml), dried (Na 2 SO 4 ), filtered and evaporated under reduced pressure. The residue was dissolved in dichloromethane (100 ml) and 1,1'-carbonyldiimidazole (1.5 equiv.) was added to the stirred solution at room temperature. The reaction mixture was stirred until completion to give a complex mixture of products. Water (100 ml) was added and the mixture transferred to a separatory funnel with brine (100 ml) and extracted with dichloromethane (3 × 100 ml). The combined organic phases were dried (Na 2 SO 4 ), filtered and the solvent removed in vacuo to give the crude product that was purified through a combination of crystallizations and column chromatography to give 4 (338 mg, 14%) as a clear gum (1:1 mixture of diastereoisomers) and the title compound (denoted 6 in 
Refinement
H atoms were placed geometrically and allowed to ride during refinement with C-H = 0.95-1.00 Å and with U iso (H) = 1.2 or 1.5U eq (C). A combination of relatively thin plates and large unit-cell volume gave rise to relatively weak diffraction.
The resulting structure is therefore of low precision. Although the molecular geometry was reasonable when unconstrained, the phenyl rings were constrained to be regular hexagons in an effort to improve the data-to-parameter ratio. One restraint was necessary: the C16=C17 bond was restrained to 1.35 (1) Å. In the absence of significant anomalous scattering effects, supplementary materials sup-2 770 Friedel pairs were merged as equivalent data. The absolute structure is based on the known stereochemical outcome of the asymmetric dihydroxylation. Figures   Fig. 1 . Molecular structure with displacement parameters drawn at the 30% probability level for non-H atoms. 
